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-■ 1 73 K; mean cr(C-C) = 0.004 A; 
0.057; wR factor = 0.158; data-to- 



In the title compound, C 2 9H27N3O4S-0.5C 6 H 14 , the hetero- 
cyclic thiazine ring adopts a half-chair conformation with the S 
and N atoms displaced by 0.500 (5) and 0.229 (5) A, 
respectively, on opposite sides from the mean plane formed 
by the remaining ring atoms. The mean planes of the pyrazole 
ring and the benzene ring bonded to it form a dihedral angle of 
35.76 (11)° and an intramolecular O— H- ■ O hydrogen bond 
ocurs. The crystal structure features O— H- ■ O and C— H- ■ O 
hydrogen bonds. There is a half-molecule of hexane in the 
asymmetric unit lying about an inversion center. It is 
disordered over two sets of sites with occupancy factors 
0.590 (9) and 0.410 (9). 

Related literature 

For the synthesis and biological activity of benzothiazine 
derivatives, see: Ahmad et al. (2010); Siddiqui et al. (2007). For 
related structures, see: Siddiqui et al. (2008); Bukhari et al. 
(2008). For the preparation of the chalcone, see: Furniss et al. 
(1989). 




Experimental 

Crystal data 

M r = 556.68 
Monoclinic, P2Jn 
a = 7.1772 (2) A 
b = 23.2178 (5) A 
c = 16.7740 (4) A 
/3 = 99.526 (1)° 

Data collection 

Bruker APEXII CCD 
diffractometer 

Absorption correction: multi-scan 
{SADABS; Bruker, 2004) 
T mi „ = 0.768, r max = 0.946 

Refinement 

R[F 2 > 2a(F 2 )] = 0.057 

wR(F 2 ) = 0.158 

S = 1.04 

4979 reflections 

377 parameters 



Table 1 

Hydrogen-bond geometry (A, °). 



V = 2756.65 (12) A J 
Z = 4 

Cu Ka radiation 
ii = 1.39 mm~' 
T = 173 K 

0.20 x 0.05 x 0.04 mm 



28059 measured reflections 
4979 independent reflections 
4190 reflections with / > 2a(I) 
R iM = 0.029 



10 restraints 

H-atom parameters constrained 
Ap max = 1.21 e A~ 3 
Apmin = -0.66 e A~ 3 
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D-H 


H-A 


D-A 


D-H-A 


03-H30- ■ 02 1 


0.84 


2.15 


2.854 (3) 


141 


03-H30- ■ 04 


0.84 


2.18 


2.646 (3) 


115 


C3-H3- ■ Ol" 


0.95 


2.56 


3.328 (3) 


138 


C23-H23- ■ Ol'" 


0.95 


2.58 


3.436 (4) 


150 


C16-H16-03 


0.95 


2.28 


2.907 (3) 


123 


Symmetry codes: (i) — x - 


hl,y-i-z- 


h |; (ii) x + 1. y, z; 


(iii) -x + 1 , -y - 


rl,-Z + l. 



0.5 C 6 H 14 



Data collection: APEX2 (Bruker, 2004); cell refinement: SAINT 
(Bruker, 2004); data reduction: SAINT; program(s) used to solve 
structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine 
structure: SHELXL97 (Sheldrick, 2008); molecular graphics: 
ORTEP-3 (Farrugia, 1997); software used to prepare material for 
publication: SHELXL97. 

The authors are grateful to the Higher Education 
Commission, Pakistan, and the Institute of Chemistry, 
University of the Punjab, Lahore, Pakistan, for financial 
support. 



Supplementary data and figures for this paper are available from the 
IUCr electronic archives (Reference: FJ2493). 
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3-[4-(3,4-Dimethyl-5,5-dioxo-2//,4//-pyrazolo[4,3-c][l,2]benzothiazin-2-yl)phenyl]-2-hydroxy-l- 
mesitylprop-2-en-l-one hexane hemisolvate 

M. H. Bukhari, M. Ahmad, H. L. Siddiqui, S. Gul and M. Parvez 
Comment 

1,3-Diaryl prop-2-ene-l-ones, usually known as chalcones are generally used as starting materials for the synthesis of a 
variety of biologically active compounds (Siddiqui et at, 2007). In continuation of our research project on potentially 
biologically active derivatives of benzothiazines (Ahmad et al., 2010) and pyrimidines (Bukhari et at, 2008), we report 
herein the crystal structure of the title compound. 

The bond distances and angles in the title compound (Fig. 1) agree very well with the corresponding bond distances and 
angles reported in closely related compounds (Siddiqui et al, 2008; Bukhari et al, 2008). The heterocyclic thiazine ring 
adopts a half chair conformation with atoms SI and Nl displaced by 0.500 (5) and 0.229 (5) A, respectively, on the opposite 
sides from the mean plane formed by the remaining ring atoms. The mean planes of the pyrazolyl (N2/N3/C7/C8/C10) and 
benzene (C12-C17) rings form a dihedral angle 35.76 (1 1)°. 

The structure is stabilized by 03 — H30—02 intermolecular hydrogen bonds and further consolidated by C — H—O type 
hydrogen bonding interactions; intramolecular interactions of the type O — H-0 and C — H-0 are also present (Tab. 1). 

Experimental 

The chalcone was synthesized by following a reported method (Furniss et al., 1989). A mixture of l-(4-(3,4-dimethyl-5,5- 
dioxidobenzo[e]pyrazolo[4,3-c][l,2]thiazin -2(4//)-yl)phenyl)benzaldehyde (10.0 mmol, 3.53 g), 1-mesitylethanone (10.0 
mmol, 1.62 g), MeONa (10.0 mmol) in MeOH (10 ml) was stirred at ambient temperature for a period of two hours. The 
resulted yellow precipitates were collected and washed with MeOH followed by cold water. The product was purified by 
flash chromatography by eluting with CHC^/MeOH (4: 1). The resulted chalcone (5 mmol, 2.49 g) was dissolved in EtOH 
(10 ml) and refluxed for 30 minutes along with portion wise addition of 30% H2O2 (1.5 ml). The yellowish white precipitates 
formed were collected and washed with EtOH and then with pure water. Recrystallization from n-hexane/CHCl3 afforded 
pure yellow crystals of the title compound. Yield; 68%; m.p. 472-474 K. 

Refinement 

There is a half molecule of hexane in the asymmetric unit lying about an inversion center that was disordered over two sites 
with occupancy factors 0.589 (9) and 0.411 (9) (Fig. 2). The C — C distances in the solvate were constrained at 1.54 (1) A 
and EADP commands in SHELXL (Sheldrick, 2008) were used to apply constraints on the Uy of the solvent C-atoms. The 
H atoms were included at geometrically idealized positions and refined in riding-model approximation with the following 
constraints: O — H = 0.84, C — H = 0.95, 0.98 and 0.99 A, for aryl, methyl and methylene H-atoms, respectively. The (7i S0 (H) 
were allowed at 1.2{/ e q(C) or 1.5C/ e q(<9/methyl C). The final difference map showed some residual electron density in the 
close proximity of the solvent molecule and was essentially meaningless. 
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Figures 




Fig. 1. The title molecule with displacement ellipsoids plotted at 30% probability level (Farru- 
gia, 1997). 



Fig. 2. A plot of the disordered solvent molecule showing solid bonds between carbon atoms 

* 

of the predominant fraction; H-atoms have been excluded for clarity. Symmetry operation: = 
-x + 2, -y, -z + 1 



3-[4-(3,4-Dimethyl-5,5-dioxo-2H,4H-pyrazolo[4,3- c][1,2]benzothiazin-2-yl)phenyl]-2-hydroxy-1-mesitylprop-2- 
en-1 -one hexane hemisolvate 



Crystal data 

C 2 9H27N 3 O4S-0.5C6Hi4 

M r = 556.68 
Monoclinic, P2\ln 
Hall symbol: -P 2yn 
a = 7.1772 (2) A 
b = 23.2178 (5) A 
c= 16.7740 (4) A 
(3 = 99.526 (1)° 

V= 2756.65 (12) A 3 
Z=4 



^(000)= 1180 

D x = 1.341 MgnT 3 

Cu & radiation, X = 1.54178 A 

Cell parameters from 6317 reflections 

6 = 3.3-68.1° 

H = 1.39 mm -1 

T= 173 K 

Needle, yellow 

0.20 x 0.05 x 0.04 mm 



Data collection 

Bruker APEXII CCD 
diffractometer 

Radiation source: fine-focus sealed tube 

graphite 

co and cp scans 

Absorption correction: multi-scan 
{SADABS; Bruker, 2004) 
7 min = 0.768, J max = 0.946 
28059 measured reflections 



4979 independent reflections 

4190 reflections with / > 2a(7) 
ic lnt = 0.029 

Qmax = 68.1°, 9 m j n = 3.3° 

h = -8^8 

k = -27^26 
/ = -17^20 
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Refinement 

Refinement on F 2 
Least-squares matrix: full 
R[F 2 > 2o(F 2 )] = 0.057 
wR(F 2 ) = 0.158 
S= 1.04 

4979 reflections 
377 parameters 
10 restraints 



Primary atom site location: structure-invariant direct 
methods 

Secondary atom site location: difference Fourier map 
Hydrogen site location: inferred from neighbouring 
sites 



H-atom parameters constrained 



w = l/[a 2 (Fo 2 ) + (0.0769P) 2 
where P = (F 0 2 + 2F 2 )/3 
(A/o) max = 0.003 

Ap m ax= 1.21 eA~ 3 
Apmin = -0.66 e A -3 



4.2798P] 



Special details 

Geometry. All e.s.d.'s (except the e.s.d. in the dihedral angle between two l.s. planes) are estimated using the full covariance mat- 
rix. The cell e.s.d.'s are taken into account individually in the estimation of e.s.d.'s in distances, angles and torsion angles; correlations 
between e.s.d.'s in cell parameters are only used when they are defined by crystal symmetry. An approximate (isotropic) treatment of 
cell e.s.d.'s is used for estimating e.s.d.'s involving l.s. planes. 

Refinement. Refinement of F 2 against ALL reflections. The weighted i?-factor wR and goodness of fit S are based on F 2 , convention- 
al i?-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > g(F 2 ) is used only for calculating R- 

factors(gt) etc. and is not relevant to the choice of reflections for refinement. R- factors based on F 2 are statistically about twice as large 
as those based on F, and R- factors based on ALL data will be even larger. 



Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (A ) 
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Symmetry codes: (i) -x+2, -y, -z+1. 









Hydrogen-bond geometry (A, °) 

D—H-A D — H H-A D—A D—H-A 

03— H30-02" 0.84 2.15 2.854 (3) 141. 

03— H30-04 0.84 2.18 2.646 (3) 115. 
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C3— H3-01 m 0.95 2.56 3.328 (3) 138. 

C23— H23-01 iv 0.95 2.58 3.436 (4) 150. 

C9— H9C-02 0.98 2.46 2.825 (4) 102. 

C16— H16-03 0.95 2.28 2.907 (3) 123. 
Symmetry codes: (ii) -x+3/2, y-l/2, -z+1/2; (iii) x+\,y, z; (iv) -x+1, -y+1, -z+1. 
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